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A process for producing crystals of a methyl ester of N-[N-(3,3-dimethyIbutyl)-L-a-aspartyI]-L-phenylalanine which comprises 
precipitating the ester from an aqueous solution thereof at a crystallization temperature of 25 °C or lower, further cooling the solution if 
desired, subsequently separating the precipitated crystals (B-form crystals) by solid-liquid separation, and then drying the crystals. The thus- 
dried crystals are novel crystals (D-form crystals) of the ester which have an excellent rate of dissolution. These crystals, when examined by 
X-ray powder diffractometry, have characteristic X-ray diffraction peaks at least at diffraction angles of 5.4°, 8.4°, 18.8°, and 17.6° (29, 
CuKa line). 
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